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4. Process for preparation of novel sofosbuvir crystal

By: Zhou, Haohui; Lin, Guaolizang; Wu, Yao; Zou, Wenjuan; Chan, Yunxiz
Assignes: Beijing Winsunny Pharmaceutical Co., Ltd., Peop. Rep. Chinz

Patent Information

Patent No. Kind Language Date

The invention relates to a novel sofosbuvir crystal having high stability and sely. The novel sofosbuvir
sofosbuvir in pos. solvent and neg. solvent. The methed has high repeatability, easy control, high yield, and high product purity.

Application No.

crystal is prepd. through crystg.

Date

CN 105732751 Q|PATENTPAK | A Jul 6, 2016

Priority Application

CN 2014-10742897

Dec 9, 2014

CN 2014-10742897 Dec 9, 2014

Indexing
Carbohydrates [Section33-9)
Section cross-reference(s): 34, 63

Concepts Substances

1100307-88-0P Sofosbuvir 9
Absolute sterecchemistry.

Crystallization

Hepatitis C

Homo sapiens

Pharmaceutical coated tablets

Drug bicavailability
Hepatitis C virus
Human

Page 2 in PATENTPAK
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6. Preparation of substituted nucleosides, nucleotides and analogs thereof as antiviral agents
Q, Quick View PATENTPAK ™

By Beigelman,
From PCT Int. Ap

atkina, Natalia
vage: English, Database: CAPLUS

Patent No. Kind Language
¥ WO 2016100441 Al English

Disclosed . B is substituted purine and pyrimidine nucleobase; dashed bond between R and R® is absent, then R is H, substituted
phosphate, § Patent Family ) ch R and R’ are independently hydrogen or deuterium; R® is -OH or F; methods of synthesizing nucleotide analogs and
methods of ff B US20180176911 A1l English a5 a HCV infection with one or more nucleotide analogs. Thus, nucleotide II was prepd. and tested as antiviral agent and
medicarment a hepatitis C virus.
’ o
7. Process for preparation of sofosbuvir o HO.. 3
Q quick view  PATENTPAK 7 )k c WO 2016/100441 PCT/US2015065981
By Li, Zebiao; Zhu, Mingmin; Zhang, Qinghai; Zhu, Gongfeng; Zhang, Zhaogue; Lin, Yanfeng HN o Ve
From Faming Zhuanli Shenging (2016), CN 105665804 A 20160615, | Language: Chinese, Database: CAP| 2
rha nronn saothod comevicac roackion of (2'93%.2' docv 2 fliora. ' mothulwiding il | =
A ZOOM D?WNLOAP PDF Search in SciFinder + | View Detail
@ O © GED 0
8. Analyst Markup Locations (1) ‘\‘s—ﬁf
NH
Q Q page 130 1o N
oMY
By XL e
Fro| HO oM
CAS RN 1206126-39-7 )
(12) INTERNATIONAL APPLICATION PUBLISHED UNDER THE PATENT l on fl
(19) World Intellectual Property = @ e i i o  w
e LT ax . e Yoo
Intcrnational Burcau - 1 XY o
g an e HN N » - B —_— Fls 0
(43) International Publication Date = WO 2 ] ’ as-d b
23 June 2016 (23.06.2016) WIPO I PCT G = b :
(51} International Patent Classification: (81) Designated States ofl| Search in SciFinder = | View Detail
— COTH 1910 (200601)  COTH 19173 (2006.01) land of ratioral prod
COTH 1920 (006.01)  A6IK 31/7872 (2006.01) AO, AT, AU, AZ. B )
COTH 1911 (306.01)  ASIK 31/7076 (2006.01) BZ CA. CH, CL, (| Analyst Markup Locations (1)
COTH 19213 (200601)  AGIK 31/768 (2006.01) 0O, DZ, FC.FE Gl Q) page 130
COTH 19067 (200601)  ABLP 31/14 (2006.01) HN HR, WU, . f
COTH 19973 (2006.01) KZ LA, LC, LK, LH
21) Interastionsl Application Number: :‘t,;"\ \l\\""m(.n CAS RN 1206126-41-1
PCT/US2015065981 | SK. SL —
22) International Filing Date TR TT. TZ UA, UG, US, UZ, VC, VN, ZA ZM, ZW
16 Devember 2015 (16.122015) (34 Desigmated States (wress otherwise indicatod. for every ®
(25) Filing Language: Fnghsh kind of regional protection available): ARIPO (BW, GH,
ACAS SOLUTION
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Reacton Structure subsinucture > reactions (9) = fona
Atorvasatin (227)
ReacrioNs @ B loepens | HToon v Avorvaszatin calcwm (211) ) . ) )
— R nT P ———— Analysis of Atorvastatin in Blood plasma by High-performance thin layer chromatography
e - CAS MN: 1-101-CAS-1382
i@ ~ | 0o Ramctions 5= Ambdipine besylate (56)
Anatyee bys - . . .
nesgent . 1. Vi Reaction utall e Link & simias Reactioes Fenofibrate (46) | view Dessitz & instruetions | [ @5 Add to compare |
. Vi All
- O Simghe Step e over ary s for ore g Anaiyte Atorvasatin
o0 - ~ Matrix )
o H it Phar maceutical tablets (203) Pt Biood plasma
—_——— Blood plasma (60) Other M aterials Material: 60 Fass siica gel HPTLE plates.
ACH 2} 1n Tablets(49)
o Pharmaceutical capsules (34) Method Category rical Ingr
e Garcnm atrovr s (20) . . ;
e Technigue High-perfor mance thin Isyer chromatography
Equipment Used Automatic TLC Sampler 3
* Owarview ~ Method Category
Source HPTLC determination of atorvastatin in plasma
~ Technique
[EV— i, .
Smmshid, A Nateghi, A R
I Reversed-phase HPLC (152) o A et
o " P S — R e (42 Spectrophotometry (101) ‘Chromatographia (2007), 65 (11/12), 7637 66. Viewes Verlag/GW\V Fachver Bge GmbH
7. 017 el 7 30ava L astorbot (360 my L8 ol i £ ok (15, mLI 5 ) o Foam tempes e for 4 Tears o e = e ———
L e UV-visible spectroscopy (71) Document Seurces
Vi morge HPLC (57) R
Avaliable Experimental Data Liquid chrom et ogr aphic UV Abstract~
MR, 1 TR, TR, RS, Vi Spec, e detectors (43)
[ — View All
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. ' News & Updates

Sign In ?[:ﬁﬁ]\SC] F|nder¢K%$n%ﬁ—% Welcome to Scifinder

Username scicas?521

f’ Did you notice our new look?
Password | Our new branding wil also be phased into
training and other support materials in the
] %ememher me e ) coming months. If you are a Key Contact and
(Do not use on a shared computer) | have questions, or need assistance updating

logos on any of your organization’s websites,
i please contact the CAS Customer Center.

Forgot Username or Password? ! JI_\epa[:erf'sD;:[T:razgiﬁ Scifinder Future
Build your career, help shape the future of
research informztion and attend one of the
most respected scientific meetings in the
world. Apply for the 2016 SciFinder Future
Leaders program by April 10!

Your SciFinder username and password are assigned to
you alone and may not be shared with anyone else.

New to Scifinder?

Learn more about gaining access to ScFinder. A New Way to Explore Synthetic
Preparations in SciFinder!

Learn more about this new solution from CAS
and try 5 free samples of MethodsMNow today!

CHEMCATS Chemical Supplier Program
Chemical supplier? Be part of the world's
preferred chemistry research solution. Learn
mare Now.

Introducing the PatentPak Interactive
Patent Chemistry Viewer
The new PatentPak interactive patent

What is SciFinder? chemistry viewer significantly reduces the
. ol A o B time spent locating the important chemistry in
SdFinder = is & research discovery application that provides integrated access to the world's most comprehensive and a patent by using CAS scientists’ direct links

authoritative source of references, substances and reactions in chemistry and related sdences. -
to key substances in the source patent.

New Commercial Source Logos
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I Explore v Saved Searchmvl SciPlanner I

ls, REFERENCES " REFERENCES: RESEARCH TOPIC @
Research Topic [ ] SAVED ANSWER SETS @

Author Name CSF1R

Company Name jmc

D t Identif Eeree
ocumen ntiier The effect of antibictic residuss on dairy products EP 19870107847

Journal Photooyanation of aromatic compounds i l{%ﬁ?ﬁggn %% Daclatasvir-1

Patent

SUB result
EX resuft

4 SUBSTANCES

- N

Welcome Helen Zhu

=~ MF result
Chemical Structure ¥ Advanced Search
Markush polymerl
Molecular Formula polyrmerl
Property structure search
Substance Identifier *ﬁ?)\u Autosaved Substance Set
IR
& REACTIONS View Al | Import

Reaction Structure ] = ] KEEP ME POSTED @
TERNEER | e

Learn how to:
Create Keep Me Posted
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Explore v Saved Searches v SciPlanner

7 REFERENCES REFERENCES: RESEARCH TOPIC @

B Research Topic [ |

Author Name
|nanomateria| with gene |

Company Mame

Document Identifier Bxamples:
The effect of antibiotic residues on dairy products
Journal Photocyanation of aromatic compounds

Patent

> i

o SUBSTANCES
%2 Advanced Search
Chemical Structure

Markush
Molecular Formula

Property
Substance Identifier

& REACTIONS
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Welcome Helen Zhu

Explore Saved Searches « SciPlanner

Ressarch Topic "Manomaterial of gene”

REFERENCES @

Select All Deselect All

1 of 5 Resesarch Topic Candidates Selected References
o 32 references were found containing "Nanomaterial of gene" as entered. 32
[« 633 references were fou two concepts "Nanomaterial” and "geF" closely associated with one another. 633
o 2231 references were found where the two concepts "Nanomaterial” and "gene{ were present anywhere in the reference. 2231
U 92865 references were found containing the concept "Nanomaterial”. 92865
o 4508091 references were found containing the concept "gene”. 4508091

Get References

"Concepts” FX A 7 B XA & ;
“Closely associated with one another” ZF/RREII HIE— G FF;
“were present anywhere in the reference” ZRXRE HIME—RE AT ;
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Preferences | SciFinder Help = m

Welcome Helen Zhu

Explore v Saved Searches » SciPlanner Save Print Export

Research Topic "Manomaterizl of gene” > references (510)

Get Get . Get Related , - Create Keep Me - Send to
REFERENCES @ Substances Reactions (—S Citations ﬁé Tools E Posted Alert ’_ SciPlanner
Analyze Refine | Categorize Sort by: | Citing References ¥ ; Display Options
— Accession Number
| | Author Name ks Selected 4 o Page: c-f % p M
Analyze by: @ Citing References
| author Name v [ 1. |PublicationYear  pperties on Nanoparticle-Cell Interactions
Qo Titlz - Sources
Qiu Jianying 37 By Verma, Ayush; Stellacdi, Francesco
[ 1 From Small {2010), 6(1), 12-21. | Language: English, Database: CAPLUS
Zhang Yunfu 37 A review. The interaction of nanomaterials with cells and lipid bilayers is crit. in many applications such as phototherapy, imaging, and drug/gene delivery. These
[ 1 applications require a firm control over nanoparticle-cell interactions, which are mainly dictated by surface properties of nancparticles. This crit. review presents an
Qiu Lin 36 understanding of how synthetic and natural chem. moieties on the nanoparticle surface (in addn. to nanoparticle shape and size) impact their interaction with lipid bilayers and
[ i} cells. Challenges for undertaking a systematic study to elucidate nanoparticle-cell in...
Zhang Yuli 36
[ n .
hen Zhaoll Il 2. NanoGenotoxicology: The DNA damaging potential of engineered nanomaterials 'é
IC I"IIZ ol ﬁl Q Quick View [ Other Sources .
] ] By Singh, Meenu; Manshian, Bella; Jenkins, Gareth 1. S.; Griffiths, Sioned M.; Williams, Paul M.; Maffeis, Thierry G. G.; Wright, Chris J.; Doak, Shareen H. ~44:)@*—
Jin Min 6 From Biomaterials (2009), 30(23-24), 3891-3914. | Language: English, Database: CAPLUS =
[ [ 1 . ) )
] ] A review. With the rapid expansion in the nanotechnol. industry, it is essential that the safety of engineered nanomaterials and the factors that influence their assocd. hazards
Qiu Zhigang 6 are understoed. A vital area governing regulatory health risk assessment is genotoxicel. (the study of genetic aberrations following exposure to test agents), as DNA damage
L ! 1 may initiate and promote carcinogenesis, or impact fertility. Of late, considerable attention was given to the toxicity of engineered nanomaterials, but the importance of their
Y P nog pa 9 ng pol
Shen Zhigiang 6 genotoxic potential on human health was largely overlocked. This com...
[ T 1
Wang Jingfeng 6 — . ) o . . . . .
I I | ! 3. One-pot synthesis and bioapplication of amine-functionalized magnetite nanoparticles and hollow nanospheres db
¥ D 6 Q Quick View [ Other Sources :
[ ang| ong 1 By Wang, Leyu; Bao, Jie; Wang, Lun; Zhang, Fang; L, Yadong MZZ?@L

From Chemistry - A European Journal (2006), 12(24), 6341-6347. | Language: English, Database: CAPLUS

Citing Reference: FENKEIEEEAI @A
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Preferences | ScFinder Help * m
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b YT
Welcome Helen Zhu
Explore v Saved Searches v SciPlanner Save Print Export

/M 123 duplicates were automatically removed.

Ressarch Topic "Manomaterial of gene” > references jﬁﬁ/ \$):I: | E_

t = Get Related F E Create Keep Me -1 Send to
Tools P y
Substances ‘ Reactions g Citations M Sé - Posted Alert ’_ SciPlanner

———
Analyze Refine | Categoriz: Sort by: ; zﬁm}?ﬁ Display Options
e~ M4 Page: [1 Jof26 p M

Analyze by: @

|Author Namg v 1. Techniques for investicgif molecular toxicology of nanomaterials "b

Q, Quick View [ Othar Sources

REFERENCES @

0 of 510 References Selected

Qiu Jianying 37 By Wang, Yanli; Ui, Chenchen; Yao i&; Ding, Lin; Lei, Zhendong; Wu, Minghong ~off
L 1 FrchcurnaIc\f Biomedical Nainy&:\tc«:hr\y&}Icgj-I {2016}, 12(6), 1115-1135. | Language: English, Database: CAPLUS =
Zhang Yunfu 37 Manetechnol. has been a rapidly developing field in the past few decades, resulting in the more and mere exposure of nanomaterials to human. The increased applications of
[ 1 nanomaterials for industrial, com. and life purposes, such as fillers, catalysts, semiconductors, paints, cosmetic additives and drug carriers, have caused both obvious and
Qiu Lin 36 potential impacts on human health and environment. Manotoxicol. is used to study the safety of nanomaterials and has grown at the historic moment. Mol. toxicol. is a new
[ i} subdiscipline to study the interactions and impacts of materials at the mol. level....
Zhang Yuli 36
I | .
] ] 2. Application of biclustering of gene expression data and gene set enrichment analysis methods to identify potentially di causing terials

Chen Zhaoli 6 Q. Quick vi [ oth 'é
I I | Quick View Other Sources

- By Williams, Andrew; Halappanavar, Sabina ~0fE
Jin Min 6 From Beilstein Journal of Nanotechnology (2015), 6, 2438-2448. | Language: English, Database: CAPLUS =
: ] : ] : Background: The presence of diverse types of nanomaterials (NMs) in commerce is growing at an exponential pace. As a result, human exposure to these materials in the

Qiu Zhigang 6 environment is inevitable, necessitating the need for rapid and reliable toxicity testing metheds to accurately assess the potential hazards assocd. with NMs. In this study, we
[ . I applied biclustering and gene set enrichment anal. methods to derive essential features of altered lung transcriptome following exposure to MMs that are assocd. with lung-

Shen Zhigiang 6 specific diseases. Several datasets from public microarray repositories describing ...
I [ ]
Wang Jingfeng 6 — . i i . .
I I ] ] 3. Lessons learned from more than two decades of analytical chemistry-driven research on emerging contaminants "b
v D & Q, Quick View [ other Sources :
L ang. ong ) By Aga, Diana; uera-Oviedo, Katia ~ 0 |

SciFinderf2 @ RAYSCHEME T B |, FEEIAbIE SR
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Analyze Refine | Categorize Analyze Refine Categorize Analyze Refine Categorize
Analyze Refine | Categorize -
.Ejlr;%r‘;nmtbn v Analyze by: @ Analyze by: @
Analyze by: © et B Journal Name v CA Section Title
uiqu Biotechnology .
Author Name M (Shanghai) Co Ltd, Faming Zhuanli Pharmaceuticals 214
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Ref‘neby 7]

' Research Topic

! Author

'® Company Name
! Document Type
' Publication Year
! Language

- Database

Company Mame
|china|
Examples:

IM
DuPont

Refine

Get 1 Get » Get Related ZE Took Create Keep Me Send to
Substances @ Reactions =" Citations M ﬁ ook E Posted Alert ﬁ SciPlanner
Sort by: |Access|on Numbser ¥ | & Display Options
T 0of 170 References Selected WA Pag=:
=1 1. Techniques for investigating molecular toxicology of nanomaterials ﬂé
Q, Quick View [ other Sources
By Wang, Yanli; Li, Chenchen; Yao, Cheniie; Ding, Lin; Lei, Zhendong; Wu, Minghong 3@

From Journal of Bicmedical Nanctechnelogy (2016), 12(6), 1115-1135. | Language: English, Database: CAPLUS
Nanotechnol. has been a rapidly developing field in the past few decades, resulting in the more and mere exposure of nanomaterials to human. The increased applications of
nanomaterials for industrial, com. and life purposes, such as fillers, catalysts, semiconductors, paints, cosmetic additives and drug carriers, have caused both obvious and
potential impacts on human health and environment. Manotoxicol. is used to study the safety of nanomaterials and has grown at the historic moment. Mol. toxicol. is a new
subdiscipline to study the interactions and impacts of materials at the mol. level....

! 2. Preparation and application of recombinant plasmid loaded with polyethylene glycol-polylactic acid hydroxyl glycolic acid-polylysine composite nano-material *
Q, Quick View PATENTPAK ™
By Tang, Wei; Shi, Yongquan; Liu, Haogi; Lv, Qian -0

From Faming Zhuanli Shenging (2016), CN 105802981 A 20160727, | Language: Chinese, Database: CAPLUS
The present invention relates to the tech. fields of medicine and bicengineering, and specifically relates to a kind of recombinant plasmid locaded with polyethylene glycol-polylactic
acid hydroxyl glycolic acid-polylysine composite nano-material, its prepn. methed and application. The recombinant plasmid loaded with compoesite nane-material of the
present invention is mPPP-pSNAV2-TGFP1-IRES-TIMP1 (PSTIT); the present invention also provides the method for prepg. PSTIT, and its application in the prepn. of drug for
treating diabetic foot (DF), and diabetics peripheral neuropathy (DPN). The prese...

)" 3. Advances in researches on ecotoxic effects of factured ials on shellfish ‘é
Q, Quick View [ other Sources
By Ge, Chunmei; Huang, Xizhi; Lin, Dachui; Wang, Youi; Lu, Weigqun ~0"

From Shengtai Duli Xuebao (2015), 10(4), 1-16. | Language: Chinese, Database: CAPLUS
A review, with 76 refs., is given on advances in researches on ecotoxic effects of manufd. nanoematerials on shellfish. Nanotechnol. has become one of the most rapidly
developing technologies in the 21 st century. Nanomaterials are widely applied to various areas because of the special phys. and chem. properties, including agriculture,
electronics, biomedicine, manuf., pharmaceuticals and cosmetics, so nanomaterials are inevitably released into the aquatic environment. Shellfish has attracted much attention
in nano-toxicol. studies due to its wide distribution, key position in food chain, fi...

1 4, pPolymeric nanostructured materials for biomedical applications *
Q, Quick View [ Other Sources
By Tang Zhaohul He Chaollang,'l’lan Hua}l.l, Dlr\g Jianxun; H’Iad Benjamin 5.; Chu, Benjamin; Chen, Xuesi 3@
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Environmental chemistry Biocompatible materials 5
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Send to
SciPlanner

Display Options

M 4 Page: [1

amin S.; Chu, E njamin; Chen, Xuesi
nglish, Datal APLUS

| SENFRER

aterials with tailored
nancgels, nanofibers,

RN, TIBNTan; T DEIOE : TICTEan L0y Jan: Iang, o
(2016), 4(7), 1051- | Language: English, Databa:

RNA interference technol. has been widely applied in biemedical therapy in recent years.

A type of small RNA mol.

- sIRNA could requlate the expression of disease related

genes by breaking down the integrity of mRNA with high specificity. However, the low efficiency of siRNA delivery to its target seriously hampered the RNA therapy. Compared
with viral-based delivery systems, non-viral-based nancparticles are more suitable for disease treatment due to reduced cellular toxicity, higher loading capacity, and better

biocompatibility. This review article highlights several nanoparticle-based ...

3. Cationic polymer nanomaterial gene vector and preparation method and application thereof
Q quick view  PATENTPAK ¥
By Liu, Shangfeng; Li, Yongyong

ncreasingly useful for

ofz2 p M
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E 3
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FfELA

BRAIFLAFICR.

Export : SHEAIEEK,

Print : $TEDRYPDFH&=S

), CN 105 PLUS

From Faming Zhuanli Shenging (2 81 A 20160302, | Language: C Database: CA
The invention discloses a cationic polymer nanomaterial gene vector and a prepn. method and application thereof. The vector is a copolymer co
core, a polylysine black (a)covalently connected to the polyethylene glycel core, a pelylysine block and a polyhistidine block (b), or a random or 3|

formed from lysine monomer, histidine menomer and optional amine acid monomer through polymn. The invention also discloses a compd. forr
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By: Liu, Shangfeng; Li, Yongyong
Assignes: Paop. Rep. China

Patent Information

3. Cationic polymer nanomaterial gene vector and preparation method and application thereof

The invention discloses a cationic polymer nanomaterial gene vector and a prepn. method and application thereof. The vector is a copolymer comprising a polyethylene glycol core, a polylysine
block (a)covalently connected to the polyethylene glycol core, a polylysine block and a polyhistidine block (b), or a random or alternate polymer section (c) formed from lysine monomer, histidine
menemer and opticnal amine acid menomer through polymn. The invention also discloses a compd. formed with the copolymer and nucleic acid, which is used for prepg. drugs for treating
turmer. The gene delivery vector not only can effectively deliver DNA, but also can effectively deliver RNA.
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SRIGSCENPEUIR |, AL

application for

annlication for

genetherapy of tumor

Reactant; Reactant or reagent

1885867-83-30DP deprotected carbobenzyloxy from Lys. &

Patent No. Kind Language Date Application No. Date
CN 105367781 Q [PATENTPAK | A Mar 2, 2016 CN 2014-10443813 Sep 2, 2014
Priority Application
CN 2014-10443813 Sep 2, 2014
Indexing
Pharmaceuticals (Section63-6)
Section cross
Foncepts ngl o I Substances Eg¢@ JJ\
Antitumor agents Gene therapy 31961-02-1 & Page 11 in PATENTPAK
Genetic vectors Hepatocellular carcinoma
:::;;ﬁ?;d p— ::;npall:s»m cationic polymer nanomaterial gene vector and prepn. methed and application for

Page 11 in PATENTPAK

cationic polymer nanomaterial gene vector and prepn. methed and application thereof

Pharmacelegical activity; Properties; Synthetic preparation; Therapeutic use; Biclogical

QUICK LINKS
0 Tags, 0 Comments

PATENT INFORMATION

Mar 2, 2016
CN 105367781
A

APPLICATION

Sep 2, 2014
CN 2014-10443813

PRIORITY
Sep 2, 2014
CN 2014-10443813

SOURCE

Faming Zhuanii Shenging
39pp.

Patent

2016

CODEN:CNXXEV

ACCESSION NUMBER

2016:348875
CAN164:409899
CAPLUS

LANGUAGE
Chinese
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fESciFindert@RER S , HEPatentPakEfrEIR] mth

The claimed herbicidal formulations
etc., R = alkyls, halegenalkyls, et
herbicides and optional herbici
agricultural crops (esp. genef

ntain active ingredients from the group of N-(1,3,4-cxadiazol-2-yl)-arylcarboxylic acid amides (I; where A = N or C-alkyl, C-halogenalkyl,
= alkyls and substituted alkyls, and Z = H, halogens, and substituted alkyls). The claimed amides can be formulated in mixts. with other
safeners. The herbicide combinations were evaluated against 15 test weeds. The herbicidal formulations are suitable for weed control in
lly medified crops) and other useful pl...

| 8. Preparati
Q, Quick View
By Rommelspach
From Eur. Pat. Ap

-methyl-B-carboline for the treatiept of ear disease

,ﬁﬁ_.tﬂ'%ﬂ% . ¥kHYPatentPak Viewer

pharmaceutical compns. thereof useful in the treatment of acute and chronic inner ear diseases.

PatentPak™

Patent No. — ¥4 | anguage
§ EP 2853533 | Interactive |German

Patent Family
9 WO 2015044434 A2 Garman
B WO 2015044434 A3 German

Q, Quick View PatentPak™ ~

By Rommelspacher, Hans; Enzensperger, Christoph
From PCT Int. Appl. (2015), WO 2015044434 A2 20150402, | Language: German, Database: CAPLUS
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"

PatentPak’ o© @0 & © *

Key Substances in Patent

(cas RN 1689575-79-8 V- -FEEE*U PD F:Z#F " 37

HOL 1e]

Beispiele

Beispiel 1a: Synthese von &Fw-sznemvl-p-calbolh

Search in ScFinder « | View Detail

Analog zur Vorschrift von Ho und Walker (Beng T. Ho und K. E. Walker; Org. Synth.
1971, 51, 136 oder Org. Synth. 1988, Coll. Vi

35 mmol (800 mg) 5-Fuor-1-mBhyineamn | FEPatentPak Viewerdhmd54&

AKos GmbH, Steinen) gelst und mit ein

10 GlyoxalsaureRydrat (Figur 1a, Formel lll) in 81 _FEEI\J’(]-?@, , 'H&J‘Efﬁ{ﬁﬁlj PD FSZ

wird dann eine Losung aus 3,4 mmol (190,44 :E
wobei der pH auf etwa 4 eingestellt wird. 'fq:EF'EI‘JEf%JJ\" 15:&;
umtemperatur gerihrt und zur Vervollsta

we e _ins Eisbad gestellt. Der orange-beige Niederschlag des Belains
15 (Figur 1a, Forflel IVa) wird abifilriert und mit wenig Eiswasser gewaschen.

Zur Decarboxylierung wird der noch feuchte Filterkuchen des Betains (Figur 1a,

Formel IVa) in einen Kolben Gberflhrt und in verdinnter Salzsaure (6,48 mLWasser

und 918 pL konzentrierte Salzsdure) geldst. Die Reaktionsmischung wird unter
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’1‘.' SCIFINDER’

A CAS SOLUTION
ACS / Proprietary and Confidential / Do Not Distribute



R SR AR B T E315K LRI A4 iE900 /7 4 L AIPDFSCHF,  H AR Fy
SLHE N

» LR T 2 MBS

= EITCASE LT RGP A L A SCHR P RIAHRAE S
= BRI A R

= REHE

= SciFinderfs & D e o N B A2 B U 4%

"‘7—‘ SCIFINDER

A CAS SOLUTION
ACS / Proprietary and Confidential / Do Not Distribute



s

« EEEFIEALENT
e SciFinderfBl/ M ISR AT\
— NEMEZR ( PatentPak )
- YRR
— Markushf&2Z=
— RMFEZE ( MethodsNow Synthesis )
— SciPlanner

— MethodsNow
e SciFinders D jo)80 5 fF R

=== SCIFINDER
v A CAS SOLUTION

ACS / Proprietary and Confidential / Do Not Distribute



SciFindertg ZikIii—4 G =

2
=i

= YIRS ERGE & SUBSTANCES

_é:é:*@ﬁ;‘;ﬁ? Chemical Structure
N A Markush

- ¥Eu:‘—‘b§\ Molecular Formula

—IE{CMHRIER Property

Substance Identifier

—YIRFNRFFRER : WFEBFR , CAS RN

- YIRERRIEHER
—HEILEY , RATH : R
—FTHH , &% HFRRRE
—BATFUEY : HFRREETEER

=== SCIFINDER
v A CAS SOLUTION

ACS / Proprietary and Confidential / Do Not Distribute



VIR ——

NIRRT EN

¥ REFERENCES

Research Topic
Author Name
Company Mame
Document Identifier
Journal

Patent

Tags

o SUBSTANCES

Chemical Structure
Markush
Molecular Formula
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& REACTIONS

Reaction Structure
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sudan red

Enter one per line.

Examples:
30-00-0
00815
. B .
Arstaminophen j:IE/__R .
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CigHis N, O

2-MNaphthalenol, 1-[2-(2,4-dimethylphenyl)diazenyl]-

» Key Physical Properties
Regulatory Information

Spectra

Experimental Properties

Pl =

CAS Registry Number: 3118-97-6
View Substance Detail

Explore by Structure 3
Synthesize this...

Get Reactions where Substance is a »

Get Commercial Sources

Get References
Export as Image
Export as molfile

Send to SciPlanner
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References & Reactions

SUBSTANCE DETAIL @ l Get 1 Get

" Sources

Get Commercial

% Return

CAS Registry Number 3118-97-6

—/\
EIRRIE SR | L , HNEFER

a4 |c"l ‘ T

CigHis N, O
2-Naphthalenol, 1-[2-(2,4-dimethylphenyl)diazenyl]-

Molecular Weight
276.33

Melting Point (Experimental)
Value: 166 =C

Boiling Point (Predicted)
Value: 476.7+40.0 °C | Condition: Press: 760 Torr

Density (Predicted)

Value: 1.14+0.1 g/cm3 | Condition: Temp: 20 °C Press: 760 Torr

pKa (Predicted)
Value: 13.52+0.50 | Condition: Most Acidic Temp: 25 °C

Other Names

2-Naphthalenol, 1-[(2,4-dimethylphenyl)azo]- (9CT)
C.I. Solvent Orange 7 (7CLECT)

Sudan Red (6CT
1-[2+4(2,4-Dimethylphenyl)diazenyl]-2-naphthalenal
AF Red Mo. 5

View more...
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iEKPERIMENTAL PROPERTIES Ie

R e P

1EXPERIMENTAL SPECTRA |

'HNMR | IR Mass Raman UV and Visible

'H NMR Properties Value Condition Note
Proton NMR. Spectrum See spectrum (13)BIORAD
MNotes
(13) BIORAD: Copyright Bio-Rad Laboratories. All Rights Reserved.
iPREDICTED PROPERTIES
Biological = Chemical @ Density Structure Related = Thermal
Lipinski Properties Condition Note
Freely Rotatable Bonds (21)
N\ e N \jjz g
N ~
H hcceptors FoNEES T E @1
H Danors (21)
H Donor/Acceptor Sum (21)
logP Temp: 25 °C (21)
Molecular Weight (21)
Motes
(21) Calculated using Advanced Chemi elopment (ACD/Labs) Software V11.02 (© 1994-2015 ACD/Lzbs)
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Tags Electric Conductance (S)
EIECITC Couch\nty (5/am) Examples: 44, 25-35, >125
o SUBSTANCES Electric Resistance (ohm)

Electric Resistivity (chm*cm)

Chemical Struct
Srmieal SHuchre Glass Transition Temp. (°C)
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Molecular Formula Median Lethal Dose (LDS0) (ma/kg)
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Property "Experimental - Electric Conduc..." > substances (39) > refine "exclude metal-containing” (14)
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References Reactions " Sources
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1™ | 0of 39 substances Selected
Refine by: @

! Chemical Structure 1. 1044804-35-4 2

L

Substance

- Property A\ta\\ablllty Image
- Property Value Cannor Be
- Reference Availability Displayed

Atom Attachment 1044804-35-4
Select One:
© Include only metal- Editor Note: A sulfonated polystyrene-doped PEDOT (H.C. Starck)

Lo Unspecified

'® Exclude metal-containing Clevios P-VP-AT 4083

substances Experimental Properties

Refine

»
Q

[ 2. 043433-04-1 Q

%

1

Preferences | SciFinder Help +

Welcome Helen Zhu

Save Print Export
1 Send to
o SciPlanner

Display Options

M dpage: [T Jof3 b M

210531-45-6 (Component: 625392-06-5)
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Click to view detail | o 0 ‘f-IJ

0 of 14 Substances Selectad

1. 1044804-35-4

[ 2. s68628-72-2 A
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H

) 3. gese28-71-1

1

I S E Y
Substance SN
Image CH -
Cannot Be CH-
Displayed N 2\ _CHy -
1044804-35-4 lT NNy
Click to view detail N
Editor Note: A sulfonated polystyrene-doped PEDOT (H.C. Starck) A
Unspecified
Clevios P-VP-AT 4083
Experimental Properties N \
CiaHysB
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» Key Physical Properties
Experimental Properties
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Chemical Structure
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& REACTIONS
Reaction Structure
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1, 487-26-3 A

& =&

<2033 ""|

L2 17002-31-2 &

S W

CysHyp 0y ;
4H1-Benzopyran-4-ong, 2,3-dihydro-2-phenyl-
+ Key Physical Properties

Regulatory Information

Spectra

Experimental Properties

Absoluts sten

O
emistry, Botation (-1

clS H 12 ﬂz

441-Benzopyran-4-oneg, 2,3dib( .. o - &

v Key Physical Properties
Experimental Properties

10, 146196-91-0 =

EivES
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+ Key Physical Properties

Experimental Properties
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6 1]
Cy5 Hy 04 @J’
2H-1-Benzopyran-3.4-diong, 2-phenyl-, ion(1-)

CigHy 04
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+ Key Physical Properties
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Chemical Structure:
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Get
References

! 1. View Reaction Detail @2 Lin

Single Step Hover over any structure for more options.

O N
~102 b>
~ Overview
Steps/Stages

E1dGroup by Document&Ft, }

- Send to
i SciPlanng

Display Optior]

M 4 Page: of]l [

P W g5 =

NH,

100%

1z B

1.1 R:MNaBH,, C:1832616-28-0, C:Ru, 5:H,0, S:THF, 45 min, 25°C

MNotes

solid-supported catalyst, ruthenium supported on porous organic polymer used, reusable
catalyst, sealed tube used, scalable, Reactants: 1, Reagents: 1, Catalysts: 2, Sclvents: 2,
Steps: 1, Stages: 1, Most stages in any one step: 1

References

Fabrication of Ruthenium Manoparticles in Porous Organic Polymers: Towards Advanced
Heteregeneous Catalytic Nanoreactors
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1. Reduction of Nitro Compounds to Amines

338 Reactions
R-NO, ——= R-NH,
Z. Reduction of Nitro to Azo Compounds
11 Reactions
;Ar
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Analyze Refine Group by: | No Grouping ¥ | Sortby: | Relevance v lr Display Optio

L™ | 0 of 512 Reactions Selected M dPage: [2 fof11 p
Analyze by: @
Reagent v I 1. View Reaction Detail @® Link A similar Reactions
H., 148 Single Step Hover over any structure for more options.
[ 7 ]

pR— L
NaBH, 51
[ I
N,H,-H,0 43
[ T ]

KOH 17 —
M
I ] O,N Hy
ICDI lﬁl P 100%
~102
122 &
HCO,H 16
T ]
NH,™ «HCO,” 16 - Overview
[ ]
Steps/Stages Notes
H,O 14 ps/Stag
= ' 1.1 R:NaBH,, C:1832616-28-0, C:Ru, 5:H,0, S:THF, 45 min, 25°C solid-supported catalyst, ruthenium supported on porous organic polymer used, reusable
M.H, 14 catalyst, sealed tube used, scalable, Reactants: 1, Reagents: 1, Catalysts: 2, Solvents: 2,
[ J Steps: 1, Stages: 1, Most stages in any one step: 1
MaOH 14
=T ] References
Fabrication of Ruthenium Naneparticles in Porous Organic Polymers: Towards Advanced
Show More

Heterogeneous Catalytic Nanoreactors
0 HATH Ol [
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S
e
HO
)
Nmix
At

Single Step Hover over any structure for more options.

NH: :
b

O N
100%
e 122 &P
* Overview
Steps/Stages Notes

1.1 RiH,, R:C5,C0;, C:1610424-70-8, C:1034343-98-0 (oxide), S:PhMe, 2 h, 100°C, 1 atm solid-supported catalyst, palladium catalyst supported on graphene oxide prepared and
used, reusable catalyst, Reactants: 1, Reagents: 2, Catalysts: 2, Solvents: 1, Steps: 1,
Stages: 1, Most stages in any one step: 1

References

Catalyst Enhancement and Recyclability by Immobilization of Metal Complexes onto
Graphene Surface by Noncovalent Interactions

Q, quick view [ other Sources

By Sabater, Sara et al

From ACS Catalysis, 4(6), 2038-2047; 2014

+ Experimental Procedure

@Catal m General/Typical Procedure: General Procedure for Nitroarene Reductions. Molecular hydrogen was added with a balloon filled with 1 atm of H, to a mixture
5 of nitroarene (0.3 mmol), Cs,C0O; (0.3 mmol), anisole as internal standard (0.3 mmol), and NHC-Pd-rGO (6 % 107 mmol, based on metal) in toluene (5 mL). The
system was then evacuated and backfilled with H; in cycles for three times before putting the reaction vessel in an il bath at 100°C for 2h. Yields were determined
by GC analyses using anisole (0.3 mmol) as internal standard. Products were identified according to spectroscopic data of the commercially available compounds.
Entry: 4; Yield 100%.
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2 Steps Hover over any structure for more options.

Experimental Procedure:

o T AU R
e T oo - EEIFRYIRIEING?
o™ - XEEEFEARMAA?
o - BEHBZERISupporting Information ?

1.1 C:PA(PPh,),, S:BUNH,, 21 h, 100°C
2.1 R:DMSO, R:Cl(0=)CC(=0)Cl, S:CH,Cl,, 15 min, -78°C

1) key step, alternate catalyst concentration, catalyst (Cul) and tem

yield, Sonogashira coupling, 2) key intermediate, Swern oxidation, s

BERBEIE,

method shown, Reactants: 2, Reagents: 5, Catalysts: 1, Solvents: 2,

51

2.2 S:CH,Cl,, -78°C; 2 h, -78°C
2.3 R:ELN, 30 min, -78°C; -78°C — rt
2.4 R:H,0, R:NH,Cl, 30 min, rt

Most stages in any one step: 4
References

Synthesis of Bioactive Speciosins G and P from Hexagonia speciosa
Q quick View [ Other Sources

By Guerrero-Vasquez, Guillermo A. et al

From Journal of Natural Products, 77(9), 2029-2036; 2014

~ Experimental Procedure

il

Step 1

General Procedure for the Sonogashira Coupling.®*®** Compounds 6a ** and 16 * were synthesized according to literature procedures. Aryl halide 6a or 16
(9.21 mmeol} in n-butylamine (6.4 mL) was placed in a flame-dried rou T =ISETE=N==®nder an argon atmosphere. A mixture of terminal alkynes 7, 25, 26, or
27 (9.21 mmel} in n-butylamine (10 mL) and Pd(Ph; ), (5% or 3%) was added, with the optional addition of Cul (3% where appropriate. The ncems—————
for 21 h at 98 °C and poured intoH,0(80 mL). The product was extracted with EtOAc (3 % 80 mL). The combined erganic layers were washed with brine, dried over
anhydrous Na,S0,, and evaporated under reduced pressure. The crude product was purified by silica gel column chromatography (EtOAc/hexanes, 10-50%). 3-
[2,5-Bis{methoxymethoxy \phenyljorop-2-yn-1-of° (8). Yield 96%; colorless oil. IR (KBr) v, 3310, 2230 cm™; *H NMR (CDCl;, 400 MHz) & 3.46 (3H, s, H-4b),
3.51 (3H, 5, H-1b), 4.51 (2H, 5, H-1a), 5.09 (2H, 5, H-4a), 5.17 (2H, 5, H-1a), 6.95 (1H, dd, 7= 9 and 3.0 Hz, H-5), 7.03 (1H, d, 7= 9.0 Hz, H-6), 7.10 (1H, d, 7=
3.0 Hz, H-3); °C NMR (CDCl,, 100 MHz) & 51.81 (C-9), 56.05 (C-4b), 56.38 (C-1b), 81.74 (C-7), 91.56 (C-8), 95.14 (C-4a), 95.88 (C-4b), 114.19 (C-2), 117.13 (C-
5), 118.50 (C-3), 121.20 (C-6), 151.95 (C-4), 153.06 (C-1); HRESIMS s/ 275.0000 [M + Na]* (caled for C,,H, 0, 275.0896).

Step 2

Generation of the Key Aldehyde.*” Oxalyl chloride (272.3 g, 3.12 mmol) in dry CH,Cl, (9 mL) was added to a stirred solution of DMSO (332 4L, 4.68 mmol) in
dry CH,Cl, (1.5 mL) under an argon atmosphere at -78 °C. The mixture was stirred for 15 min, and the alcohol 8 (393.5 mg, 1.56 mmel) or alcehol 17 (300 mg,
1.56 mmeol) in dry CH,Cl, (12 mL) was added dropwise (Note: Swern oxidation could be scaled-up to 1.56 mmol of starting material). After the starting material had
been consumed (nearly 2 h), Et;N (1.88 mL, 7.8 mmel) was added. The reaction mixture was stirred at -78 °C for a further 30 min and was allowed to warm to rt
and quenched with saturated NH,Cl and H,0, and the mixture was stirred for 30 min. The erganic phase was decanted off, and the aqueous layer was extracted
with CH,Cl, (3 % 30 mL). The combined organic layers were washed with brine, dried over anhydrous Na,50,, and evaporated under reduced pressure. 3-/2,5-
Bis{methoxymethoxy)phenyljprop-2-ynal (9). Yield 91%; colorless oil. IR (KBr) v, 1660, 2194 cm*; *H NMR (CDCl,, 400 MHz) & 3.46 (3H, s, H-4b), 3.51 (3H, s,
H-1b), 5.10 (2H, 5, H-4a), 5.21 (2H, 5, H-1a), 7.00 (1H, dd, 7= 9.2 and 1.2 Hz, H-6), 7.12 (1H, dd, 7= 9.1 and 2.2 Hz, H-5), 7.22 (1H, dd, 7= 2.2 and 1.3 Hz, H-
3), 9.44 (1H, 5, H-9); 3C NMR (CDCl, 100 MHz) & 56.18 (C-4b), 56.54 (C-1b), 92.05 (C-8), 92.27 (C-7), 95.22 (C-4a), 95.58 (C-1a), 110.70 (C-2), 116.72 (C-6),
122.0 (C-5), 122.00 (C-3), 151.85 (C-4), 154.88 (C-1), 176.92 (C-9); HRESIMS sz 273.0741 [M + Na]~ (calcd for € ;H,,0, 273.0739).

=
v
ver
b
s
B |

e LA

e

SCIFINDER

S |, s sOLUTION

72




MethodsNow Synthesis

MethodsNow

A tric formal synthesis of -
By Jang, Jaebong; Jung, Jong-Wh aehoon; Chang, Dong-Jo; Kim, Dae-Duk; Suh, Young-Ger g ' ¢ J?j ﬁ}
Frcn Organic & Biomolecular Che ¥, ¥ 2012 ) ﬁ R
Published by Royal Society of Chemistry ‘9 \
_ === RRYSCET FELUK B
v [N DBAAOBRD | IARISCEIT FR LA B AR
©\/ \/© \\ Products Isoquinaling, 3,4-dihydro-6,8-bis(phenylmethasy -, 95%, CAS RN: 1384461-35-1
Q. 0.
N 1 Reactants Benzensethanaming, 3,5-bis(phenylmathoxy)-, CAS RN: 188662-05-7 p— #@ {
+ 7 — Hexamethylenetetramine, CAS RN: 100-97-0 J Hen
N, N Solvents Trifluoroacetic acid, CAS RN: 76-05-1
Agstic acid, CAS RN: 64-19-7 -
2 & ara B 1
Procedure 1. Add hexamethylenstetramine (3.1 g, 22.1 mmal) to the mixture of 2-(3,5-
bis(benzyloxy Jphenyl)ethylamine (2.0 g, 11.0 mmeol), AcOH (12 mL) and TFA (3 mL) under argon
2. Stir the mixture for 3hours at 90EC.
3. Dilute the reaction mixture with H,0. Iy N
4. Basify with potassium carbonate and extract with CH,Cl,. = S Hé N I *n
5. Wash the combined organic layers with brine. *’ \_Ll_ E
6. Dry over MgS0, and concentrate in vacuo.
7. Purify the residue by column chromatography on silica gel (5 to 10% EtOAc in hexane) to obtain 6,8-
bis(benzyloxy }-3,4-dihydroisoguinaline.
-
Sy Scale gram
—
1H NMR (CDCl,, 400 MHz) & 8.69 (5, 1H), 7.43 - 7.2 (m, 10H), 6.45 (d, J= 1.88 Hz, 2H), 6.36 (5, 1H), 5.05 (5, 2H),
o 5.04 (5, 2H), 3.67 (t, 2H), 2.65 (t, 2H)
13C NMR (CDCl,, 100 MHz) & 161.9, 157.7, 155.2, 140.0, 136.3, 126.6, 128.5, 128.1, 128.0, 127.4, 127.1, 111.9, 105.3,
98.5, 70.1, 46.5, 26.0
- | EhgER
IR (thin film, neat) v,.. 3062, 3032, 2935, 1736, 1620, 1603, 1575, 1497, 1442, 1377, 1351, 1309 cm! H/on
HRMS (FAB+) caled for CuHpNO, (M+H-) 344.1651; found 344.1658
Mass Spec (FAB+) myz 344 (M+H")
-
State yellow solid
N
CAS Method Number | 3-614-CAS-200055 2 {%1? / %’_ H:II 75—;%

—_—
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=R T Bk --Analyze

B A T R R

Analyze Refine

Analyze by: @

Catalyst v
Cul 28
| |
312696-09-6 17
| !
AgNO, 17
| !
(MeDCH,CH, ),0 16
| I !
Mal 15
| I |
1905414-33-6 14
| I |
CoBr, 11
| I |
Me,SiCH,MgCl 10
| I !
Ph,P(CH,);PPh, 10
| I !

658062-48-7
[

Group by: | No Grouping hi Sort by: | Accession Number \a ‘i'
No Grouping

RN Document = Selacted

1. View Reaction Detail ®® Link A Similar Reactions

Single Step Hover over any structure for more options.

F S
NN W S R T
I+ ‘ — /@;
N ; # ’

57 &Y
-2 &

* Overview
Steps/Stages
1.1 R:LiO-Bu-{ C:1905414-33-6, S:Dioxane, 16 h, 100°C

1.2 S1H,0, 1t
1.3 R:HCl, 5:H,0, neutralized

83%

Notes

catalyst prepared and used, screw cap tube used,
Reactants: 2, Reagents: 2, Catalysts: 1, Sclvents:
onhe step: 3

References
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\
¥ 3. View Reaction Detail @® Lllk@liﬁggﬂg&m ﬁ :il:"‘:atl:}ner
3 Steps Hover over any structure for more options. .
X : mSend to Sciplanner| | oispiay options
O, N 0.
/ N SH \CH
e | + o C\o = | x°
Cl
[Step 2.1] "NF NO,
~192 “ i ‘\
v Overview
Steps/Stages Notes
1.1 R:NH;, R:#BUOK, R: #BUOCH, S:THF Reactants: 2, Reagents: 5, Solvents: 1, Steps: 3, Stages: 3, Most stages in any one step: 1
2.1 R:NaH, S:THF Ref
ererences
3.1 AP ET) "
#EASciplanner FTEE {4
jran C|p anner iy L Syntheses of 4- and 6-substituted thiazolo[4,5-c]pyridines

' iPlanner © |~
L L SciPlanner SciPlanner_11_19_2015_112612
Workspace ~ Edit ~ View ~ GoTo ~

. FERIHERIT A 2 N B IR E AR

7|

I

b
| e
A

Save !
Duplicate
Import
Export

ot Your Workspace is empty.
rin

Close Drag items from the reference, substance, and
reaction libraries (on the right) to this area.

m
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[ SciPlanner © SciPlanner_11_19_2015_112612
Workspace ~ Edit ~ View ~ GoTo, = e—— ——y
oo = CAS Registry Number: 13091-23-1
al=] = B S i) v
View Substance Detail &
Explore by Structure 2

FTFF IR RITR SR R ,
#Ej::FSyntheSlS this Get Reactions where Substance is a »

Get Commercial Sources

Get Regulatory Information
Get References

Export as Image ‘*

O:N = 2 Export as molfile .
Nae Mo
IQ 1 J\/k 2 @\O BT \/O/
|
a” X a” X o MNP Q
i &

Get oz [ iPlanner Send to
] References | 7% Tools ¥ | Send selected records to SciPlanner. ‘ ootz
Group by: | NoGrouping ¥ | Sort by: | Accession Number v Vv DisNay Options
14 -
(B ¥ 1 0f34 Reactions Selected —

© 1 view Reaction petait eo | TETEZREUAYSSZ M SRiZe A S ML LEHEIX z‘IJSCIpIanner

2 Steps Hover over any structure for more options.

N s W

A AN

HO Cl
~161 ‘\ ~192 ‘\
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SciPlanner& 145
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L k 3 W
X - -
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H [= L4 ] P

TSN
et
Substance Information
1228150-22-8 1228150-23-9 13081-234
T e O
\I S D ‘
Reaction Stages Notes Yield CaHa 0.5 oo Hy CIN, 05 a” Xy
2{1H}-Pyridinone, 4-[[[4- Pyridine, 2-chioro-4-[[{4-
] Reactants: 1, Reagents: 2, 90% ) CsH; CIN O;
11 R:POCl3, S:PhMe, 0°C —rt; 16 h, rt — 110°C Solvents: 2, Steps: 1, Stages: 2 Related Info: Related Info: Pyridine, 4-chloro-3-nifro-
T ot ’ ~ 2 References ~ 2 Referances Related Info:
Reactions Reactions. -
12 R:KzCO3, S:Hz0, cooled, pH 10 Transformation: - * -0 peeences
~ 100 Commercial Sources
1. Fommation of Alkyl Halides Regulatory d
fram Alcchols 5435541 6258-60-2 626642
onN S P
References ~ |N it ! e |N
High color rendering index and color stable hybrid white efficient OLEDs with a double emitting layer Ny CaHu 05 S
structure using a single phosphorescence dopant of heteroleptic platinum complexes H Benzenemethansthiol, 4-methoxy- HO
By Poloek, Anurach et al CsHN2 05 Related Info: CsHsNOD
i . . i . . . o 4-Fyridinal, 3-niro- ~ 740 References 4-Pyridinal
From Journal of Materials Chemistry C: Materials for Optical and Electronic Devices, 2(48), 10343-10356; Related Info: Reactions Related Info:
2014 N ~ 71 Commercial Sources 2
Fd R;;;:'zamm Regulatory Information %;a?i\ References.

~ 197 Commersial Sources
Regulatory Information

~ 160 Commercial Sources
Regulatory i

850663-54-5

O: " / MH
2

CcHyCIN; O;

2(1H}-Pyridinone, 4-chioro-5-nitro-
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~ 22 References
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MethodsNow — Analysis(www.methodsnow.com)

= Organic Compound Analysis: RIAFHIEDHT , FiEDE | &I D KBTI
= Organometallics / Inorganics: #ttEDHr , TS , € BBIUCERHDT
= Pharmacology / Toxicology: FfiEza¥niain , BEYIHE. .

= Bioassays: ‘E¥IIRsT , EVIIREMRESLYS | EVIRELYISER , EMEFMRDNT  EWDF/ED
HRDHENE. ..

= Water Analysis: [BBHEFo1T . T=UE  RETESTT , KD , EMRCATEREST...
= Historical Analysis / Dating: EHE9HT , BESHT

= Environmental Analysis: £18/Z5//KD1Hr . WEGFRE ...

= Agricultural Applications / Analysis: BREEFIHT...

= Food Analysis: iSRAEE 1T , BERREREEHT , EBERRDHT...

= Fuels / Geology / Biofuels: 4%t , IS0, AP @O BRINL...

= Miscellaneous: (LD, IBKEMDIDHT  ALKEAEIDHT...

Herg13/1KsE | 450K, FEFIMEBETEMAIED K
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Your single source to search and compare
the latest published scientific methods. Username
Log In with your CAS Username |
Learn more
Password
Forgot Username or Password?
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Vist m fc I =ilat =S E_-_E—

EfEwww.methodsnow.com
ENSciFinderfdMt= 2575
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Advanced Search

Browse Method Categories
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NSEAER T3
Organic Compound Analysis

IR S
BENEiTIe R

Agricultural Applications / Analysis
Bioassays
Biomolecule Isolation

Environmental Analysis

Food Analysis nometallics / Inorganics

Recent Searches

hplc lycopene analysis
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Search ﬁ
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Pharmacology / Toxicology
Polymer Analysis
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¢ Return to Home

Advanced Search

BiEIzES : and, or, not

K d TAN
o BRI RS
] ==
AND Matrix b
AND E| Analyte v T METHODSNOW nSaved BAccount
—
Add Search Criteria

¢ Return to Home

RIS 2R AR Advanced Search SEVETR - BT A

BR. 5iEPDE. R, CAS
Publication Name ~ MethOd Numbel‘\ ,HH:FIJ%

Keyword

Analyte z|
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Method Category
Technigque

CAS Method Number

Publication Name r
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Search
Enter keyv'-.-'ordp@}ce, etc.

supercritical extraction

supercritical fluid chromatographic chiral stationary phases

supercritical fluid chromatography
Browse Method Categories

Agricultural Applications / Analysis

Bioassays

Biomolecule Isolation

Environmental Analysis

Food Analysis

Recent Searches
supercritical extraction

member

Fuels / Geology / Biofuels Pharmacology / Toxicology

Historical Analysis / Dating Polymer Analysis
Miscellaneous Water Analysis
Organic Compound Analysis

Organometallics / Inorganics
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"supercritical extraction"

/

BREDHTH.
B, ik

F5M

¢ Return to Home

~ Analyte
Phenoals (115)
Palmitic acid (64)
Limonene (60)
Myrcene (59)
(+)-o-Pinene (55)
View Al

~ Matrix
Leaf (87)
Root (31)
Zingiber officinale (28)
Seed (26)
Coffee products (21)
View Al

v Method Category

~ Technique

Supercritical extraction
(561)

= ~ hemie &

Results @)

Sz

Analysis of Lutein A in Pharmaceutical natural products by HPLC
CAS MN: 1-131-CAS-120642

View Details & Instructions <§E Tj_ §£i¥’f§ l

Rubixanthin; Lutein A; Zeaxanthin; cis-B-Carotene; p-Carotene; Carotenes

Analyte
Matrix

Other Materials

Method
Category

Technique

Equipment Used

Rosa canina; Pharmaceutical natural products

Reagent: Ethanol; Hexane

Sort Relevance

| SRk

(D Add to Compare | g
p

Material: Spherisorb column (5 pm, 4.6 x 250 mm), ODS1); Stainless steel column; Glass

View All v

Natural Product Isolation Analysis

Liquid chromatography spectrometric detectors; HPLC; Supercritical extraction

HPLC system; Diode array detector (DAD); Supercritical extraction apparatus; Thermostatic

chamber

5 ERIEE
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y g
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Analysis of Phenols in Calophyllum brasiliense by Supercritical extraction
CAS MN: 2-105-CAS-52171

Method Category: Antioxidant Assay

SLRRRA L

Source
Comparing conventional and supercritical extraction of (--mammea A/BB and the antioxidant activity of Calophyllum brasiliense extracts

Goncalves, Renata Menodi; Lemos, Caroline Ortega Terra; Leal, Ivana Correa Ramos; Nakamura, Celso Vataru; Cortez, Diogenes Aparicio Garcia: da Silva,
Edsen Antonio; Cabral, Vladimir Ferreira; Cardozo-Filhe, Lucio

Molecules (2013), 18, 6215 - 6229. MDPI AG

CODEN: MOLEFW | 1S5N: 14203049 DOI: 10.3390/molecules8066215

Document Sources

Abstract~

Calophyllum brasiliense is a rich source of bioactive coumarins, xanthones and biflavonoids. The aim of the study was to compare the phenol contents
and the antioxidant activity of C. brasiliense extracts obtained by conventional and supercritical fluid extraction (SFE) methods, as well as the
quantification of crude extracts and (--mammea A/BB yields. Dichloromethane and hexane were used as solvents for the conventional extractions and
SFE was developed using supercritical COz: the kinetic curves were modeled using a second-order empirical medel. The dichloromethane extract
presented the best total yield, although it showed the lowest content of (--mammea A/BB. The concentration of the coumarin was considerably higher in

Technique: Spectrophotometry; Soxhlet extractor; Supercritical extraction

Mammea A/EB analyte View Structure 6916-62-7
Xanthone analyte View Structure 90-47-1
Coumarin analyte View Structure 91645
Phenals analyte

Biflavonoids analyte

Calophyllum brasiliense matrix

Leaf matrix

Sieves (30 and 50 mesh) material

Dichloromethane reagent View Structure 75-09-2
Methanol reagent View Structure 67-56-1
DPPH radical reagent View Structure 1898-66-4

Equipment Used
Qven, Q-31, QUIMIS
Processor, RI7625, WALITA

Spectrophotometer, UV-1203, Shimadzu

Conditions

Instrument

I

Detection wavelength - 515 nm

oncerning the

Instructions k:d to be more

Organic solvent extraction using Soxhlet apparatus

MEMEE

1. Collect the leaves of Calaphyllum brasiliense Cambess.

2. Dry the plant material in a circulating air oven (QUIMIS Q-31) at 313 K temperature.

3. Mill the leaves in a home processor (WALITA RI7625) after 72 h.

4. Use tyler sieves (W. S. Tyler, Mentor, OH, USA) to classify the samples according to particle size.

5. Select the leaves trapped in the 30 and 50 mesh sieves for the extraction.

6. Perform the organic solvent extraction for 300 min using a Soxhlet apparatus.

7. Use dichloromethane as a solvent due to the differences in terms of polarity and dielectric constant.

8. Set the boiling point at 313 K and the dielectric constant at 8.93.

9. Express the yields obtained for each solvent extraction and calculate in relation to the initial dry weight sample.

Determination of antioxidant activity by DPPH (2,2-diphenyl-1-picrylhydrazyl) method
1. Dilute the extracts in methanol up to concentrations from 25 to 350 pg/mL.
2. Add 2,850 pl of the DPPH soluticn (0.6 mM) to 150 pL of sample.

3. Substitute the volume of the samples by distilled water for the blank control.
4. Keep the reaction for 1 h at room temperature, in the dark.

5. Measure the absorbance at 515 nm.

6. Express the antioxidant activity (AA%) as a percentage of DPPH radical elimination, calculate according to the following equation: AA%
Asample)fA.blank] x 100, where A.blank represents the absorbance of the blank and A.sample represents the abserbance of the extract solution.
7. Calculate the concentration of the extracts resulting in 50% of inhibition (ICsg) from the inhibition percentage plotting graph.

S,

Validation

SUEERIE

TERN

Inhibitory Activity 20658 pg/mL (ICsg)
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Title

(CAS Method Number

Method Category

Technique

Analyte

Matrix

Other Materials

Analysis of Phenals in Calophylium
brasiliense by Supercritical extraction

2-105-CA5-52171

Antioxidant Assay

Spectrophatometry; Soxhlet extractor,
Supercritical extraction

Mammea A/BB; Xanthone; Coumarin;
Phenols; Biflavonoids

Calophyllum brasiliense; Leaf

Dichloromethane; Methanal, DFPH
radical; Sieves (30 and 50 mesh)

Analysis of Phenols in Calophylium
brasiliense by Supercritical

extraction

1-131-CA5-62310

2 0 3 0]

Analysis of Phenals in Calophylium
brasiliense by Supercritical
extraction

1-131-CA5-52140

Expand Al

— Sivdtl
| PDF3Zf4

Matural Product Isolat

Spectrophotometry; §
extraction

Phenots

Calopfryllum brasilien:

Methanal, Sodium ca
dioxide; Folin-Ciocalte]
{30 and 50 mesh)

Equipment Used

Conditions

Source

Method

Inhibitony Activity

Concentration

Qwven, 0-31, QUIMIS; Processar,

RI7625, WALITA; Spectrophatometer,

UV-1203, Shimadzu
Instrument: Detection wavelength -
515nm

Comparing conventional and
supercritical extraction of (-)-

marmmas AR and fha artinvidant

Vo A
View All~

Organic solvent extraction using Soxhlet
apparatus

YT
View All»

206,58 ug/mL (ICxg)

Cwen, Q-31, QUIMIS; Processar,
RI7625, WALITA; Spectrophotometer,

1A mEm L

Vg A
View All »

Instrument: Detection wavelength -
760 nm

Comparing conventional and
supercritical extraction of (-J-

mammes 8RR and the antiavidant

Vo A
View All~

Supercritical Fluid Extraction (SFE)

1. Collect the leaves of Caiophylium

Vg A
View All »

26,98 £ 2.90 mg of GAE/E of extract

Cwen, Q-31, QUIMIS; Processar,
RI7625, WALITA; Spectrophotometer,

1A mE L

Vo A
View All »

Instrument: Detection wavelength -
760 nm

Comparing conventional and
supercritical extraction of (-)-

mammes 8RR and the artiavidamt

Vo A
View All~

Supercritical Fluid Extraction (SFE)

1. Callect the leaves of Caiophylium

Vo A
View All »

15.06 £ 1.75 mg of GAE/g of extract
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From: CAS

Dear user.
To complete vour SciFinder registration, vou must click the link provided below. By clicking the link, vou agree to all of the following terms and conditions:

I will not share my username and password with any other person.

I will search only for myself and not for others or other organizations.

I will not use any automated program or script for extracting or downloading CAS data, or any other systematic retrieval of data.

I may retain a maximum of 5,000 Records at any given time for personal use or to share within a Project team for the duration of the Project.

My organization's SciFinder License and the CAS Information Use Policies (http://www.cas.org/legal/infopolicy. html) apply to my use of SciFinder.
I will contact my SciFinder Key Contact if I have questions.

If vou do not accept these terms and conditions, do not click the link and delete this e-mail message.

https://scifinder.cas.org/registration/completeR egistration.html ?respKev=B8CB6727-86F3-F014-11E6-D312D80AC094

This link is valid for only one use and will expire within 48 hours.

If vou need assistance at any time, consult the key contact at your organization.

FIFFFHE CAS RURE TR ( 48/ NIRRT | SNFEEFEM )
ERRIRER. SRAIMRE. TTBIMRF SR E @cas.org IR
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QSaHnder ® ...Part of the process™

Registration for SciFinder® is Complete

You have successfully completed the registration process.

To sign in to SciFinder®, click the link below.

hitp s sciiinder.cas orysciinder

MEFMIN , BFRscifinder.cas.orgFFafERASciFinder
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